Single-crystal X-ray study T = 150 K Mean (C-C) = 0.004 Å R factor = 0.046 wR factor = 0.099 Data-to-parameter ratio = 9.0 For details of how these key indicators were automatically derived from the article, see http://journals.iucr.org/e.
Experimental
Synthesis of the title compound is described elsewhere (Sarabè r et al., 2005) . Crystals of (I) suitable for diffraction experiments were obtained by evaporation of a solution of the title compound in hexane.
Crystal data
C 20 H 30 O 3 M r = 318.44 Orthorhombic, P2 1 2 1 2 1 a = 6.1236 (9) Å b = 13.8160 (18) Å c = 21.026 (3) Å V = 1778.9 (4) Å 3 Z = 4 D x = 1.189 Mg m À3 Mo K radiation Cell parameters from 290 reflections = 2.0-25.0 = 0.08 mm À1 T = 150 K Block, colourless 0.3 Â 0.2 Â 0.1 mm
Data collection
Bruker Nonius KappaCCD areadetector diffractometer ' scans, and ! scans with offset Absorption correction: none 19009 measured reflections 1916 independent reflections 1214 reflections with I > 2(I) R int = 0.104 max = 25.4 h = À7 ! 7 k = À16 ! 16 l = À24 ! 25
Refinement
Refinement on F 2 R[F 2 > 2(F 2 )] = 0.046 wR(F 2 ) = 0.099 S = 1.04 1916 reflections 214 parameters H atoms treated by a mixture of independent and constrained refinement w = 1/[ 2 (F o 2 ) + (0.0479P) 2 ] where P = (F o 2 + 2F c 2 )/3 (Á/) max < 0.001 Á max = 0.15 e Å À3 Á min = À0.19 e Å À3 Table 1 Selected geometric parameters (Å , ).
O11-C1
1.223 (4) O19-C7 1.447 (4) Hydrogen-bond geometry (Å , ).
In the absence of significant anomalous scatterers, Friedel pairs were averaged. The absolute configuration at atom C5 was chosen in accordance with the starting material. The hydroxyl H atom was refined freely. All other H atoms were introduced in calculated positions, with C-H = 0.95-1.00 Å , and refined as riding on their parent atoms, with U iso (H) = 1.5U eq (methyl C) or U iso (H) = 1.2U eq (other C).
Data collection: COLLECT (Nonius, 1998); cell refinement: DENZO (Otwinowski & Minor, 1997); data reduction: DENZO; program(s) used to solve structure: SHELXS86 (Sheldrick, 1985) ; program(s) used to refine structure: SHELXL97 (Sheldrick, 1997); molecular graphics: PLATON (Spek, 2003) ; software used to prepare material for publication: PLATON. where P = (F o 2 + 2F c 2 )/3 (Δ/σ) max < 0.001 Δρ max = 0.15 e Å −3 Δρ min = −0.19 e Å −3 supporting information
Special details Geometry. Bond distances, angles etc. have been calculated using the rounded fractional coordinates. All su's are estimated from the variances of the (full) variance-covariance matrix. The cell e.s.d.'s are taken into account in the estimation of distances, angles and torsion angles Refinement. Refinement on F 2 for ALL reflections except those flagged by the user for potential systematic errors. Weighted R-factors wR and all goodnesses of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The observed criterion of F 2 > σ(F 2 ) is used only for calculating -R-factor-obs etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 )
x y z U iso */U eq O11 0.6217 (4) 0.91212 (17) 1.01881 (11) 0.0646 (9) O19 0.5268 (3) 0.90846 (14) 0.77633 (9) 0.0408 (7) O21 0.3470 (4) 0.73097 (15) 0.79659 (11) 0.0558 (8) C1 0.7649 (6) 0.9451 (2) 0.98453 (14) 0.0477 (11) C2 0.8933 (6) 1.0338 (2) 1.00332 (14) 0.0484 (11) C6-C5-C10-C9 −59.7 (3) C16-C17-C18-C7 57.8 (3) C5-C6-C7-C18 −177.6 (2) Symmetry codes: (i) x+1/2, −y+3/2, −z+2; (ii) x−1, y, z; (iii) −x+1, y−1/2, −z+3/2; (iv) x−1/2, −y+5/2, −z+2; (v) −x+1, y+1/2, −z+3/2; (vi) −x+2, y+1/2, −z+3/2; (vii) −x+2, y−1/2, −z+3/2; (viii) −x+3/2, −y+2, z−1/2; (ix) x+1, y, z; (x) −x+3/2, −y+2, z+1/2; (xi) x+1/2, −y+5/2, −z+2; (xii) x−1/2, −y+3/2, −z+2.
Hydrogen-bond geometry (Å, º) 
